One new substituted p-terphenyl (1) has been isolated along with the known metabolites; cucurbitacin E 2-O-β-D-glucoside (2) and α-amyrin (3) from ethyl acetate and dichloromethane fractions of fruit extract of Citrullus colocynthis. The structure of the new metabolite was elucidated by combined analysis of 1D ( 1 H and 13 C) and 2D (HSQC and HMBC correlations) NMR and MS spectral data. The known metabolites were characterized by comparison of the spectral data with those reported in literature.
Compound 1, colorless needles from ethyl acetate fraction, gave brownish color on TLC plates when sprayed with ceric sulfate. The high resolution ESI-MS gave the molecular formula, C 22 H 20 O 4 , for compound 1, based on the pseudo-molecular ion peak at m/z 349.1445 [M + H] + . The molecular formula was further confirmed through combined analysis of 13 C NMR data and low resolution ESI-MS at m/z 371 [M + Na] + . The IR spectrum of compound 1 1100 Natural Product Communications Vol. 12 (7) 2017 Rizvi et al.
confirmed by H-2/C-1′; H-2′′/C-4′; H-5/C-1, C-3; H-3′/C-2′a, C-1′, C-2′; H-5′/C-1′′, C-3′, and H-6′/C-4′, C-1 HMBC correlations (Figure 1b) . Similarly, the substitution of three methoxy groups were also assigned at C-4, C-4′′, and C=O at C-2′a through HMBC interactions (Figure 1b ). The COSY spectrum was helpful in assigning the adjacent aromatic methines within the fragments of the p-terphenyl skeleton (Figure 1b ). The structure of compound 1 resembles to those of the biologically active p-terphenyl curtisians, responsible for wood degradation by iron chelation [8b]. These pterphenyl curtisians have earlier been reported from Paxillus curtisii and the new compound 1 differ in the nature and position of the substituents in the p-terphenyl skeleton. The middle aromatic ring in the reported p-terphenyl curtisians is fully substituted, whereas the new compound 1 has only one substituent (COOCH 3 ). Similarly the new compound 1 is p-substituted with OCH 3 groups which are the hydroxyls in case of known metabolites. Thus, on the basis of above discussion, the structure of 1 was confirmed as [1,1′:4′,1′′-Terphenyl]-2′-carboxalic acid-4,4′′-dimethoxy methyl ester.
Experimental
General: IR, Bruker, ATR-Tensor 37 spectrophotometer; ESI-MS, Bruker maXis mass spectrometer; NMR, Bruker NMR spectrometer; TLC, aluminum sheets pre coated with silica gel (60F-254, E. Merck). The TLC plates were visualized by using UV light at 254 and 366 nm. The ceric sulfate spray reagent was used to detect the UV inactive compounds. MeOH/CH 2 Cl 2 (1-5% v/v) was used as the eluting system for the suitable R f values of the pure secondary metabolites.
Plant Material:
The plant, Citrullus colocynthis (L.) Schrad. (cucurbitaceae), was collected in August/September 2015 from Jable Akhdar in Oman. The identification was carried out by Dr. A. Patzelt, plant taxonomist, and the specimen was deposited at the university herbarium, University of Nizwa, Oman.
Extraction and purification:
The freeze dried and powdered plant material (C. colocynthis 1.2 kg of fruit) was extracted exhaustively with methanol at room temperature. The filtrates were evaporated in vacuum to yield 112g of the methanolic extract. The methanolic extract was then submitted to partition chromatography by using different solvents to get n-hexane (12 g), dichloromethane (22 g), ethyl acetate (2.9 g), n-butanol (9.0 g), and aqueous (42 g) fractions. The ethyl acetate (2.9 g) fraction was subjected to column chromatography (CC) over silica gel by gradual increase of the mobile phase polarity (n-hexane, n-hexane/CH 2 Cl 2 , and CH 2 Cl 2 /MeOH) to get nine sub-fractions (F1-F9). Sub-Fraction F6, obtained at 5% MeOH/CH 2 Cl 2 , was subjected to repeated column chromatography to get one pure compound (1; 2.1 mg) at 1-5% MeOH/CH 2 Cl 2 along with some semi-pure compounds. The dichloromethane fraction was chromatographed on silica gel to afford eleven sub-fractions (F1-F11). Sub-fraction F6 (4% MeOH/CH 2 Cl 2 ) was then subjected to repeated column chromatography to get compound 2 (5 g) at 1% MeOH/CH 2 Cl 2 and compound 3 (2.5 mg) at 90% CH 2 Cl 2 /n-hexane along with other sub-fractions.
[1,1′:4′,1′′-Terphenyl]-2′carboxalic acid 4,4′′-dimethoxy methyl ester (1) Colorless needles. Rf: 0.50 (CH 2 Cl 2 /MeOH 9.5:0.5). IR ( max ): 1735, 1608 and 1519 cm -1 . 1 H and 13 C NMR (pyridine-d5): 
